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"Qualitative" 2 Equiv Experiment
The general procedure described above was modified to separate the catalyst from the substrate before initiating data collection. Compound 4 was dissolved in diglyme (2 mL) and added to the burette flask. CoCl 2 (ca. 10 mol%) was made into a slurry in diglyme (1 mL) and added to a pressure equalizing addition funnel connected to the burette flask via a ground glass joint. Data collection was initiated, and the addition funnel stopcock was opened to drain the catalyst slurry into the burette flask. As can be seen from Figure S2 , the reaction proceeds with a ca. 3-minute induction period in which the rate of H 2 release is slower than the subsequent 4-8 minutes. We consider this a qualitative experiment because we are unable to accurately determine the precise amount of the heterogeneous catalyst introduced into the reaction flask and thus make repeatable burette runs to evaluate the rate of reaction. Equiv. H2
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Crystallographic Data for 7 (liu153)
Procedure
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